Key indicators: single-crystal X-ray study; T = 298 K; mean (C-C) = 0.004 Å; R factor = 0.044; wR factor = 0.130; data-to-parameter ratio = 13.8. organic compounds o112 Achiwawanich et al.
In the title molecule, C 17 H 10 BrNO 3 , the mean planes of tricycle and bromophenyl fragments form a dihedral angle of 75.5 (1) . In the crystal,interactions [centroid-centroid distances = 3.556 (2) and 3.898 (8) Å ] between the isoquinoline systems link molecules into stacks parallel to the a axis. The crystal packing also exibits weak intermolecular C-HÁ Á ÁO hydrogen bonds.
Related literature
The title compound was been obtained during our work on the synthesis of oxoaporphine from isoquinoline for use as a substrate for coupling reactions to obtain an oxoaporphine product, see: Cuny (2004) ; Lafrance et al. (2004) . For related structures, see: Orito et al. (2000) .
Experimental
Crystal data C 17 H 10 BrNO 3 M r = 356.17 Triclinic, P1 a = 7.6152 (6) Å b = 7.8130 (6) Å c = 12.0454 (9) Å = 98.339 (2) = 94.982 (1) = 100.264 (2) V = 693.06 (9) Å 3 Z = 2 Mo K radiation = 2.98 mm À1 T = 298 K 0.16 Â 0.13 Â 0.11 mm
Data collection
Bruker SMART CCD area-detector diffractometer 3157 measured reflections 2742 independent reflections 2276 reflections with I > 2(I) R int = 0.015 Refinement R[F 2 > 2(F 2 )] = 0.044 wR(F 2 ) = 0.130 S = 1.04 2742 reflections 199 parameters H-atom parameters constrained Á max = 0.64 e Å À3 Á min = À0.76 e Å À3 Table 1 Hydrogen-bond geometry (Å , ).
Symmetry code: (i) x; y À 1; z.
Data collection: SMART (Bruker, 2007); cell refinement: SAINT (Bruker, 2007); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: XP in SHELXTL (Sheldrick, 2008); software used to prepare material for publication: SHELXL97.
1-(2-Bromobenzoyl)-6,7-(methylenedioxy)isoquinoline S. Achiwawanich, N. Khunnawutmanotham, S. Techasakul, N. Chaichit and S. Siripaisarnpipat
Comment
The title compound (I) has been obtained in the framework of our work directed to the synthesis of oxoaporphine from isoquinoline to use it as a substrate for coupling reaction to reach an oxoaporphine product (Cuny et al., 2004; Lafrance et al., 2004) .
In (I) ( Fig. 1 ), all bond lengths and angles are normal and comparable with those observed in related compounds (Orito et al., 2000) . The C11-O3 bond length is 1.210 (3) Å -typical for carbonyl group. The mean planes of tricycle and bromophenyl fragments form a dihedral angle of 75.5 (1)°. The C5-C10-C11-C12 torsion angle is 146.1 (3)°.
In the crystal structure, weak intermolecular π-π interactions between the isoquinoline systems (Table 1) link the molecules into stacks parallel to the axis a. The crystal packing exibits also weak intermolecular C-H···O hydrogen bonds (Table 2) .
Experimental
The title compound was synthesized from piperonal in five steps. The 3,4-methylenedioxypiperonal was converted into phenylethylamine by the reaction with CH 3 NO 2 , NH 4 OAc and acetic acid at 90°C for 2 h.The phenylethylamine was then treated with 4-nitrobenzenesulfonyl chloride at room temperature for 40 h yielding sulfonamide. The sulfonamide further reacted with glyoxal compound at room temperature for 46 h. The resulting product, tetrahydroisoquinoline, was dehydrogenated under basic condition giving the title compound as pale yellow needles.
Refinement
All H atoms were geometrically positioned (C-H 0.93-0.97 Å), and refined as riding, with U iso (H) = 1.2-1.5 U eq of the parent atom. C2-O1-C1 106.0 (2) C6-C8-H8A 119.9 C3-O2-C1 106.2 (2) C8-C9-N 123.6 (2) C10-N-C9 117.2 (2) C8-C9-H9A 118.2 O2-C1-O1 108.9 (2) N-C9-H9A 118.2 O2-C1-H1A 109.9 N-C10-C5 124.7 (2) O1-C1-H1A 109.9 N-C10-C11 112.6 (2) O2-C1-H1B 109.9 C5-C10-C11 122.6 (2)
3.5 (4) C4-C5-C10-C11 −4.9 (5) C7-C2-C3-C4 −0.1 (5) N-C10-C11-O3 141.9 (3) O1-C2-C3-C4 −179.2 (3) C5-C10-C11-O3 −34.9 (5) C7-C2-C3-O2 179.1 (3) N-C10-C11-C12 −37.1 (4) O1-C2-C3-O2 0.0 (4) C5-C10-C11-C12 146.1 (3) O2-C3-C4-C5 −179.5 (3) O3-C11-C12-C13 131.7 (3) C2-C3-C4-C5 −0.4 (5) C10-C11-C12-C13 −49.3 (3) C3-C4-C5-C10 −178.6 (3) O3-C11-C12-C17 −42.9 (4) C3-C4-C5-C6 0.5 (4) C10-C11-C12-C17 136.1 (3) C10-C5-C6-C8 −1.4 (4) C17-C12-C13-C14 1.7 (4) C4-C5-C6-C8 179.4 (3) C11-C12-C13-C14 −173.3 (2) C10-C5-C6-C7 179.1 (3) C12-C13-C14-C15 −3.0 (4) C4-C5-C6-C7 −0.2 (4) C13-C14-C15-C16 2.1 (5) O1-C2-C7-C6 179.4 (3) C14-C15-C16-C17 0.2 (5) C3-C2-C7-C6 0.5 (5) C15-C16-C17-C12 −1.5 (4) C8-C6-C7-C2 −179.9 (3) C15-C16-C17-Br −178.9 (2) C5-C6-C7-C2 −0.3 (4) C13-C12-C17-C16 0.6 (4) C7-C6-C8-C9 −178.9 (3) C11-C12-C17-C16 175.3 (2) C5-C6-C8-C9 1.6 (5) C13-C12-C17-Br 177.88 (19) C6-C8-C9-N 0.1 (5) C11-C12-C17-Br −7.4 (3) C10-N-C9-C8 −2.0 (5) Symmetry codes: (i) −x+1, −y+1, −z; (ii) −x, −y+1, −z. supplementary materials sup-7 Fig. 1 
